A simple, specific, accurate and precise reverse phase high pressure liquid chromatographic method has been developed for the simultaneous determination of nimesulide and tizanidine from tablets. The sample was analyzed using methanol: water in the ratio of 65:35, pH adjusted to 4.15 with orthophosphoric acid on an octadecylsilane C 18 column. The effluent was monitored at 1.4 ml/min flow rate using 307 nm as detecting wavelength. The linear dynamic ranges for nimesulide and tizanidine were 0.2-1.0 µg/ml and 10-50 µg/ml, respectively. Coefficients of correlation obtained for nimesulide and tizanidine were 0.998 and 0.996 -respectively.
Nimesulide is an antiinflammatory drug. Chemically, sulphonamide. It is approved for used in treatment of nimesulide is N-(4-nitro-2-phenoxyphenyl)methane musculoskeletal disorder, dyemenorrhoea, thrombophlebitis and dental pain, inflammation. Some www.ijpsonline.com skeletal muscle relaxant, and is chemically 5-chloro-N (4,5dihydro-1H-imidazol-2yl)-2,1,3-benzothiadiazol -4-amine hydrochloride. Tizanidine is indicated for the treatment of spasticity due to multiple sclerosis and spinal cord injury. Literature survey reveals that very few methods are reported for the simultaneous estimation of nimesulide and tizanidine in their combined dosage form 5, 6 . Hence, a new HPLC method for the simultaneous determination of nimesulide and tizanidine from the tablets was developed which is simple, rapid, selective and precise. stock solution were taken in different 100 ml volumetric flasks and diluted upto the mark with mobile phase so that the final concentrations of nimesulide and tizanidine were in the range of 10-50 µg/ml and 0.2-10 µg/ml, respectively. The plots of peak area of each component against respective concentration of each corresponding drug were found to be linear in the range of 10-50 µg/ml and 0.2-10 µg/ml for nimesulide and tizanidine, respectively. Evaluation of two drugs was performed with UV detector at 307 nm. Peak areas were recorded for all the peaks. The coefficients of correlation were found to Reference standards of nimesulide and tizanidine were be 0.998 and 0.996 for nimesulide and tizanidine, obtained as gift sample from Indian Drugs ltd., Nagpur respectively. and Wallace Pharmaceuticals, Goa. Nimesulide and tizanidine tablets (Dicka Relax, Indian Drugs, Nagpur)
Twenty microlitres each of the working standard solution were procured from the market. They had labeled and sample solution were injected separately into the content of 100 mg and 2 mg of nimesulide and tizanidine, column. The detector responses were recorded for the respectively. Water and methanol HPLC grade, same and the amounts of the drugs were calculated. The orthophosphoric acid reagents were used. High Pressure precision of the method was established by replicate Liquid Chromatograph (Chemito), pump equipped with analysis of the analyte (five times) using the proposed universal injector 20 µl loop size, UV/Vis detector (LC method. The low value of relative standared deviation 6500) and computer-based data station were used. Column (RSD) shows that the method is precise. The values are containing C 18 (ODS) packing as the stationary phase was given in Table 1 . To study the accuracy, reproducibility used. A water-methanol mixture was prepared by mixing and precision of the proposed method, recovery 140 ml of water with 260 ml of methanol and its pH was experiments were carried out and results were obtained. adjusted to 4.15 with orthophosphoric acid.
The concentrations were found to be within 99-101% of the true concentrations of each drug, which indicates the About 500 mg nimesulide and 10 mg tizanidine were accuracy of the method. accurately weighed, transferred to 100 ml volumetric flask and dissolved in methanol. The volume was made up to Analysis of tablets containing nimesulide and tizanidine the mark. An aliquot 0.02 ml of this solution was diluted was carried out by using optimized mobile phase to 10 ml with mobile phase to get the working standard solution (10 µg/ml for nimesulide and 0.2 µg/ml for was transferred in 100 ml volumetric flask and dissolved in methanol and volume was adjusted to 100 ml with methanol and the solution was shaken for 10 min, filtered through grade-I filter paper and finally through 0.45 µm membrane filter paper. A 0.02 ml of aliquot filtrate solution was taken in 10 ml volumetric flask and diluted upto the mark with mobile phase. The mobile phase consisting of methanol: water (65:35), pH adjusted to 4.15 with orthophosphoric acid showed symmetric, sharp, reproducible peaks with good resolution. The flow rate was kept at 1.4 ml/min and 307 nm was selected as the wavelength for determination of eluted components. www.ijpsonline.com Shri. Dattaji Meghe, Chairman and other office bearers nm. The retention time for nimesulide was 6.84 min and of Nagpur Yuwak Shikshan Sanstha for providing for tizanidine was 2.09 min. The average content of necessary facilities. nimesulide and tizanidine found were 99.79 mg/tab and 2.01 mg/tab, respectively. As per USP-XXIV, system
